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AHHOTauma: lpoBeaeHa CpaBHUTENIbHAsA XapakTepucTuKa arfioMepaTtoB, MOSYYEHHbIX METOAaMU PaCMbUINTENBHOM CYLLKN Y
rpaHynsaunm, 1 KOHCONMANPOBAHHbLIX MaTepuanoB Ha Ux OCHoBe. [peacTaBneHbl pe3dynbTaThl UCCEA0BAHNN FPAHYNMPOBAHHbIX
B BOLHOW cpefe ¢ fobaBneHnem arap-arapa HaHOMOPOLLKOB AMOKCUAA LIMPKOHUS, YaCTUYHO CTabuInM3npoBaHHOINO OKCUAOM
UTTPUS (2,5 M0N.%), NONYHEHHBIX XUMNYECKUM OCaXOEHNEM, U MPUrOTOBIEHHOINO METOAOM PaCMbIINTENIbHOM CYLLKX NOPOLLKA MapKun
TZ-3Y-E npoussoacTtea «<Tosoh Corp.» (AnoHus). MccnepoBaHus arnoMmepaToB, a Tak>Xe MUKPOLLNNGOB 1 M3NOMOB 06pa3L,oB Npo-
BOAMUIN METOAAMU CKAHUPYIOLLLEN 3NIEKTPOHHOW, ONTUYECKO, aTOMHO-CUJI0BO MUKPOCKOMUW 1 CIEKTPOCKOMMM KOMOMHALMOHHO-
ro paccesHus ceeta. KoadpduumneHT TpemHocTonkoct (K ;) 06pasLos onpeaensnv MeToaoM NHAEHTUPOBAHNS NONNPOBAHHON
NOBEPXHOCTM MUKPOLLNMGOB NMpamuaon Bukkepca. UamepeHHas MeToaoM TennoBor aecopbuunm a3oTa yaenbHas NoBEpPXHOCTb
NMOPOLLKOB MPU rPaHyIMPOBaAHNM OCTAETCS HEM3MEHHOM, YTO YKa3biBaeT Ha 3HAYUTESNIbHYIO OTKPbITYIO MOPUCTOCTb MOJYHEHHbIX
arnomepaTtos. lNpu yBennyeHnn faBneHns npeccoBaHns B YCII0BUSAX MOAYCYyXOro NpeccoBaHns ¢ BOAHbIM PAaCTBOPOM MOANBU-
HWUIOBOrO CNUpPTa B KA4ECTBE CBA3KM NMPOMCXOAUT paspyLUeHre arioMepaToB U Aaxe arperaTtoB rpaHynMpoBaHHbIX MOPOLLUKOB,
KoadpduumneHT K, BO3pacTaeT npu NoBbILLIEHNN JaBNEHUS NPEeCcCOBaHNsa 1 CONPOBOXAAIOWEM ero M3Mesb4eHnn MUKPOCTPYK-
Typbl Matepunana. MopoLuku, arfoMepMPOBaHHbIE C MPUMEHEHNEM PACTBIINTENBHOM CYLLKW, Pa3pyLLaloTCa 3HAYMTENbHO MEHee
WHTEHCUBHO, Kj HE N3MEHSEeTCS C yBEMYEHNEM AaBneHns npeccoBaHus. NpoBeaeHHbIe MCCneaoBaHns NO3BOJIAIOT COrlacnTbLes
C aBTOpamu, ykasbiBalOLWMMM Ha dpakTasbHYIO MPUPOAY arfiIoOMEPaTOB, NOMYYEHHbIX N3 XMMUYECKN OCaXAEHHbIX HAHOMOPOLLKOB
6e3 1Cnob30BaHMa PacnbUINTENbHOM CyLKW. NpUMEHEeHne rpaHyIMpPOBaHHbIX HAHOMOPOLUKOB MPY MOJIyCYXOM MPECCOBaHUN C
NPUIOXKEHNEM BbICOKNX AABIEHNI NO3BOISET Pa3pyLUMTb HE TONIbKO arfioMepaTthl, HO 1 arperatbl U NOJy4YnTb HAHOCTPYKTYPUPO-
BaHHYI0 KEPaMKKy C pa3MepPOM 3epHa, 6JIM3KUM K pa3Mepy nepBOHAYasIbHbIX YACTULL.
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Role of nanopowder agglomerates in forming the structure and properties
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Abstract: A comparative analysis of agglomerates obtained by spray drying and granulation methods and consolidated materials
based on them was carried out. The paper provides the results obtained when studying zirconia nanopowders granulated in water
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medium with an agar agar additive obtained by chemical precipitation with zirconia partially stabilized by yttrium oxide (2.5 mol.%),
and TZ-3Y-E powder manufactured by Tosoh Corp. (Japan) that was prepared by spray drying. Agglomerates as well as microsec-
tions and fractures of samples were studied by scanning electron, optical, atomic force microscopy, and Raman spectroscopy.
The crack resistance coefficient (K;;) of samples was determined by indenting the polished surface of microsections with a Vickers
pyramid. The specific surface of the powders measured by nitrogen thermal desorption during granulation remains unchanged in-
dicating a significant open porosity of agglomerates obtained. With increasing compacting pressure under conditions of semi-dry
compaction with an aqueous solution of PVA as a binder, agglomerates and even aggregates of granulated powders are destroyed,
K¢ increases with increasing compaction pressure and the accompanying material microstructure grinding. Powders agglome-
rated using spray drying break up much less intensively, K;. does not change with increasing pressure. The studies conducted al-
low us to agree with the authors pointing to the fractal nature of agglomerates obtained from chemically precipitated nanopowders
without the use of spray drying. The use of granulated nanopowders in semi-dry compaction with the application of high pressures
makes it possible to destroy not only agglomerates, but also aggregates, and to obtain nanostructured ceramics with grain sizes
close to the size of initial particles.

Keywords: nanopowder, agglomeration, granulation, spray drying, zirconia, yttrium oxide, consolidation, structure, crack resistance

coefficient.
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BeeneHue

IIpy cuHTe3e KepaMUYEeCKHX IOPOIIKOB BaKHOM
XapaKTEePUCTUKOMN SIBIASETCS CTENeHb arjoMepaluu
YaCTHUII, BIUSIONMAas Ha TJIOTHOCTh MX YIAKOBKHU IIPHU
KoHcomumanun. [Ipoliecchl armoMepaum, IBUKYIIEH
CUJIOIl KOTOPBIX SIBJSIETCS CTpPEMJIEHHE YMEHBIIUTh
MOBEPXHOCTHYIO 3Hepruio [1—3], mpoucxomsaT ecte-
CTBEHHBIM 00pa30M IO BIMSTHUEM CHUJI aITe3NU, KO-
TOpble AEHCTBYIOT MeXay yacTuliamu. Eciu araome-
panus HaHOITOPOIIKOB Hen30exkHa [4], To oueBUIHA U
HEOOXOMMMOCTh ceIaTh IMpolecc 00pa3oBaHMS arjio-
MEpPATOB B TOM MJIM WHOM CTEIIEHU PETYJIUPYEMBIM.
HccrmengoBanusM B 3TOM HaITpaBJICHUM ITOCBSIIICHO
3HAYUTEILHOE KOJMYECTBO PAabOT OTEYCCTBEHHEIX W
3apy0eXKHBIX aBTOPOB.

CorjacHO T€OpUHM 30Jb-Teib IPOLIECCOB, pasMep
o0Opa3zyloluxcs yacTull 30 He 6os1ee 10 HM (0ObIYHO
2—5 HmMm) [5]. lanee npouCXOaUT IO pa3IMUHbBIM MeXa-
HHU3MaM POCT 3TUX YaCTHUII ¢ POPMHUPOBAHUEM arpera-
TOB M3 HECKOJIbKMX YacTull padMepaMu a0 50—80 HM
[6, 7] Pasnuuusg MexXay arjoMepaTaMy M arperaraMu
OOBIYHO pacCMaTPUBAIOTCS B CTPOIOM COOTBETCTBUH
¢ T'OCT ISO/TS 80004-4-2016 «HaHOTEXHOJOTHH.
Yactb 4. Matepuanbl HAHOCTPYKTypUpOBaHHbIE. Tep-
MUWHBI U OTIpEICICHU ST».
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MHorue arioMeparsl, IO MHEHHIO psijia UCCIeIo-
Bateneit [8—10], sBasitorca ppakTanamu. K ocHOBHBIM
0COOCHHOCTSIM (PpaKTaJbHONM CTPYKTYPHI OTHOCSIT
CTPYKTYPHYIO MepapXuio, MacIITaOHyl0 MWHBapHaHT-
HOCTb M TMOPUCTOCTh. Bo (ppakTanbHOM arjiomepare
CpenHSS IIOTHOCTD YITAKOBKM CHUXAETCS C €ro pPo-
CTOM, T.€. MAaKCMMaJIbHa B IICHTPE W YMEHBIIAETCS T10
CTeleHHOMY 3aKoHY. OCOOEHHOCThIO pocTa (ppakTa-
JIOB SIBIISIETCSI TO, 9TO (ppaKTajbHasT pa3MEPHOCTh —
KOHCTaHTa, KOTOpasi He 3aBUCUT OT BpeMEHU, TOCTYTI-
Horo aJis1 araoMepanuu [8—10].

WzBectHO [11, 12], 9TO 1JI TTOJTyYeHU I TOMOT€HHO-
ro KOMITaKTa BEICOKOHM ITJIOTHOCTM HEOOXOIMMEI TaK
Ha3bIBaeMbIe «MSTKHE» arjioMepaThl, KOTOPhIC JIETKO
moaaaroTcs AeopMaly 3a CYET TOTO, YTO CBSI3AHBI
MEXay coboli cmabbiMu cuiamu BaH-nep-Baanbca, B
OTJIMYUE OT «KECTKUX» arjioMepaToB, COCAMHEHHBIX
CHUJIBHBIMHA XUMHUYECKUMH CBSI3SIMU.

AToMepaTel MOTYT (OpMHpPOBATHCSI KOHTPOJIM-
pPYEMBIM U HEKOHTpoOJHUpyeMbiM oOpa3oM. KoHTpo-
JMpyeMasi arioMepanusi OOBIYHO IIPOUCXOIUT IIPHU
pacUbIIATEILHON CYIIKe WU TPAHYJISIIIMY TIOPOIIKa.
HekoHTponupyemoe obpa3oBaHue arioMepaToB UAET
HE3aBUCHUMO Ha pa3HbIX CTaAUsSIX 00pabOTKU. Xapak-
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TEPUCTUKM arjioMepaToB B OOJIBIIMHCTBE CIyYaeB Te-
PEHOCSTCS Ha KOHEUHBI IPOAYKT, YTO MOTUECPKUBAET
BaXXHOCTH IIPUMEHEHUS HaIJIeXAIlNX 3TAaroB oOpa-
OOTKM JaxKe Ha TIePBBIX CTaAUSIX CUHTEe3a IopolkKa [4].

B pa6ore [13] coobiiaercsd, 4yTo Ipu OOpaTHOM
COOCAXICHUNW THUAPOKCHUIA IIMPKOHUS B CHCTEME
Zr0,—Hf0O,—Y,0; yXe Ha nepBbIX 3Tanax rnpouecca
NosIBJSIIOTCST arjaoMepaThl pasmepamu 200—250 HM,
KOTOpPEIC COCTOST M3 00jice MEIKUX YAaCTUI] BEINUM-
Hoit 3—5 HMm. Ilocnenylollee arjioMeprupoBaHUE CBSI-
3aHO C IpolleccaMy KOaJeCIIeHIIMM U KOAryJIsLuH.

ABTopamu [14] ¢ 1lenbI0 CpaBHEHUS CBOICTB KO-
HEUYHBIX arJIoMepaToB OBLJIN MOJTy4YeHbl HAaHOIUCTIEPC-
Hble KepaMHYeCKNe MOPOIIKU TUOKCUIIA IIMPKOHUS,
CTAaOMIM3NPOBAaHHBIC OKCHUIOM MTTPHS, CHHTE3UPO-
BaHHBIC IBYMS pa3HBIMU METOIaMMU: TUIPOJIN30M ajl-
KOKCHJIOB MJIM XJOPUI0B MeTaaaoB. [Topoiiku, moy-
YeHHBIC TUAPOIN30M aJIKOKCHIOB METAJIJIOB, COCTOST
U3 OTHOCHUTEJBHO CJIA0BIX TIOPUCTBHIX arJioMepaToB
HenmpaBUJIbHOU (opMbl. B cBolo ouepenb, CMHTE30M
MOPOIIKOB € IMTOMOIIBIO TUAPOJIN3a PACTBOPA XJIOPH-
Ja MeTajljla Mojiy4yaloT 0ojiee MPOYHBbIE M MJIOTHBIE
arjioMeparhl IIpaBUIbHON opMbl. [Maponnu3 u nmpo-
MBIBKa B CHUIBHBIX IIEJOUHBIX YCIOBUSX IO3BOJISIOT
MOJIy4aTh MOPOIIOK, KOTOPHI MMeeT 0ojiee HU3KYIO
CTEIeHb arjioMepaluu, YeM ruAPOoJIn3 B HEUTpaIbHbBIX
WJIA KUCJIOTHEIX YCITIOBUSIX.

B pa6oTte [15] moka3aHO, YTO CUHTE3UPOBAHHBIN
METOIOM COBMECTHOIO OCaXICHUS TUAPOKCHUIIOB
LHUPKOHUS ¥ UTTPpHUs mopomok ZrO,—5,5mac.%Y,04
XapaKTepu30BaJics HaTMIMEM arjioMepaToB chepuye-
cKoit (popmbl ¢ paszmepamu 1,5—2,0 MKM ¥ He3Ha4YU-
TEJILHOTO KOJIMYECTBa arjioMepaToB HeMpaBUJILHOMN
dopmel ¢ pazmepamu 0,5—1,0 Mmxm. B cBoto ouepens,
arjoMeparbl COCTOSJIM M3 arperatoB pasMepamu
30—60 HM, a arperarsl OKPYIJIOA MJIM HENPaBUIbHOMR
GopMBI — U3 KPUCTAJJINTOB CO CPEIHUM pa3MepoOM
28 + 3 HMm.

OnHUM 13 HanboJIee N3BECTHBIX B MUPE ITPOMBIIII-
JIEHHBIX TIOPOIIKOB CTAaOMJIM3MPOBAHHOTO TUOKCHUA
LUPKOHUSA sABJIsieTcs nopoinok mMapku TZ-3Y-E npo-
n3BoncTBa Kommanuu «Tosoh Corp.» (SImorwus). [Topo-
110K, copepxxauii 4,95—5,35 mac.% Y,03, ciekaeTcst
JI0 TUIOTHOCTH 6,05 r/CM3 npu temneparype t = 1350 °C
¥ BpeMEHH BBIACPXKKH 2 4. HaHOITOPOIIIOK COCTOUT M3
MOJIYYEHHEBIX B TIPOIECCE PACTBIMTEILHON CYIIKA U
nuposinia chepuyeckux IrpaHyJ CoO CPEIHUM pa3Me-
poM ~50 MKM, TpaHyJIbl — U3 arperaToB CO CPEIHUM
pasMepoM 75 HM, a CpeIHUI pa3Mep KpUCTaJIJIUTOB,
omnpeneyeHHbIH mo ¢opmyne lleppepa, cocraBisieT
27 um [16]. I'paHyIbI JIETKO pa3pyllaoTCs IIPU PacTH-

paHUM 0 CpedHero pasmepa 3 MKM. YaelbHas Mo-
BEPXHOCTh chepuUeCcKUX rpaHya — 16 Mz/l".

B HayuHOoM meHTpe MOpOIIKOBOTO MaTepHUaloBe-
neHus IlepMckoro HallMOHaJbHOTO KMCCJIEIOBATEIb-
CKOTO TonuTexHudeckoro yHusepcutera (HL[ ITM
[MHUITY) nnsg obimerdyeHus mporecca (popMOBaHUS
HaHOIIOPOIIKOB IMTPUMEHSIOT TpaHyJIUPOBaHNUE B BOMI-
HOI cpele ¢ moOaBKaMU IMOBEPXHOCTHO-aKTUBHBIX
HoJTUMEpHBIX BemiecTB [17, 18]. [Ipu ocymecTBIeHNN
3TOro IMmpoliecca odpa3yoTcs TpaHyJbl OCKOJOYHOMR
¢opmbl pazmepom 1—10 MKM, TMO3BOJSOLINE pea-
JIN30BaTh MIPEUMYIICCTBA HAHOIIOPOIIKA IIPU TOJIY-
YeHWU, B YAaCTHOCTH, BBICOKOMOPHCTHIX MaTepHha-
JoB [19].

Llexs mpoBeneHHOI padOTH — CpaBHUTEIbHAS Xa-
paKTepUCTHUKa arIOMepaToB, IMOJYYEHHBIX PacIbIIIN-
TEJIbHOM CYILIKOW Y TpaHyJSdLUEr, U MaTEepUaAJIOB Ha
WX OCHOBE. B akcrieprMeHTe MCOIb30BaIH IOPOIIKH
JIVOKCUIA ITMPKOHUS, CTaOMIM3MPOBAHHOI'O OKCH-
J1oM uttpus (2,5 M0i1.%), oTydeHHbIe XMMUYECKUM
OocCaXXIeHWEM W TpaHyJINPOBaHHBIC B BOIHOU cpele B
MIPUCYTCTBAY TIPUPOTHOIO ITOJIMMepa arap-arapa, a
TaKXe SIMOHCKM i1 mopoiiok Mapku TZ-3Y-E.

MeToauku nccnenoBaHum

[IpuroToBiaeHMEe 30711 M €ro KOAaryJsIIHuio IIPo-
BOIMJIM M3 BOTHO-3TAaHOJBHBIX PACTBOPOB COJICH C
M00aBKOl BOIOPACTBOPUMOIO ITOJMMeEpa arap-arapa
[20]. Inst cuHTE3a MCHONB30Bajll pPeaKTUBBI MapOK
XY uYAA: ZrOCl,-8H,0, Y(NO3);-6H,0, 25 %-Hblii
BOIOHBIA pacTBOp aMMHUaKa, NPUPOAHBINA IOJIUMED
arap-arap, 96 %-usrit aTrnossiit cnupt (C,H;OH), a
TaKXe TUCTUIUIMPOBAaHHYIO Body. [lony4eHHBI# oca-
JIoK TpokaiauBaau rmpu ¢ = 550 °C.

I'panynupoBaHWEe MOPOIIKA ITPOBOIMIIN B BOTHOMU
cpene ¢ nob6apkoit 0,5 Mmac.% arap-arapa (IIpu Macco-
BOM COOTHOIIEHMH IIapHI : TTOPOIIOK : Boga=2:1:1)
B 1aHetapHoit MenbpHuLle «CAHJ/l» B XxammemoHo-
BbIX OapabaHax C XaJIleJOHOBBIMU MEJIOIIMU Teaa-
MU IIpU CKOPOCTHU BpalieHuss 160 06/MUH B TeueHUE
30 MUH.

KoHconumanuio mopornika ocyIecTBIASIIN METO-
JIOM XOJIOAHOTO IOJIYCYXOrO0 OJHOOCHOTO ITpeccoBa-
HUS B CTaJIbHOM Tipecc-cdopme Tipu gaBieHumn 200—
800 MITa c untepsasiom 50 MIla. B kauecTBe BpeMeH-
HOM TEXHOJIOTMYECKOM CBSI3KM NPUMEHSIIN 4 %-HbIi
BOIHBIN pacTBOp mosmsBuHUIoBoro crmprta (ITBC).
CriekaHUe BHITIOJNHSIIN B BO3AYIITHON cpene MPu TeM-
nepatype 1400 °C ¢ uzoTepMuvecKoit BbIAEPXKKOM 2 U,

[11a3MeHHO-NCKPOBOE CrIeKaHWe 00pa3IoB 13 IIPO-
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MBIIIJICHHOTO TIOPOIIKAa AWOKCUIAa LIMPKOHUS ITPO-
Boauau Ha yctaHoBke «Dr. Synter SPS-1050b» (SPS
Syntex, SImoHwus) B rpaduToBOI mpecc-hopMe ¢ MO-
JubneHoBoll obevaiikoil mpu gaBiaeHuun 30 MlIla,
temneparype 1300 °C u u30TepMUYECKON BBIICPXKKE
10 MuH.

Da30BHIll cOCTaB MOTYYEHHBIX 00pa3IIOB U3yJalln
METOJIOM CIIEKTPOCKOIIMM KOMOMHAIIMOHHOT'O paccesi-
HHUSA cBeTa (paMaHOBCKOM CITEKTPOCKOITMH) Ha MHOTO-
byHK1IMOHaNBHOM crieKTpoMeTpe «Senterra» (Bruker,
I'epMaHus1) Ipu AJIMHE BOJIHBI M3JIy4yalolIero ja3epa
532 uMm. ConmepkaHne MOHOKJIMHHON MomM(pUKaIun
OTIPEIeIISIIIN TI0 COOTHOIIEHN IO MHTEHCUBHOCTEN M-
KOB MOHOKJIMHHO 1 TeTparoHaJabHONU MoAM(pUKaLIi
[21, 22] o cnemytotieit hopmyie:

Ju= WG+ L2/ 10,97C ™ + 1209 + 183 + 132,

IIe BepXHUe MHACKCHI OTHOCATCS K KOMOMHAIIMOHHO-
MY CMEIIEHUIO XapaKTepUCTUUECKUX MTUKOB, a HUX-
HUE MHIEKCH TOKa3bIBaIOT MPUHAMICXKHOCTb MUKa K
MOHOKJIMHHOM MJIM TeTparoHajabpHOM da3ze.

Kaxyiyrmocsi TJIOTHOCTh M OTKPBHITYIO ITOPUC-
TOCTb CIEYCHHBIX O0Opa3lOB MCCJIENOBAJM COINIACHO
T'OCT 2409-2014. YaerpHYIO IIOBEPXHOCTH ITOPOIITKOB
ONpEAeISIM METONOM TEeTJIOBOW [IecopOouuu a3oTa
Ha nipubope COPBU 4.1 (BAO «<META», r. HoBocu-
OupcK).

st BBIABJIEHUSI MUKPOCTPYKTYPHI TTOBEPXHOCTHU
MUKPOIIIUDBI CIIEYEHHBIX 00pa310B MOABEPraji Bbl-
COKOTeMITepaTypHOMY TpaBieHuio ripu ¢ = 1250 °C B
TeueHue 30 MUH B Bo3aylLIHON aTMocdepe [23]. Mu-
KPOCTPYKTYPY MOBEPXHOCTH MUKPOILINGHOB CIICUCH-
HBIX 00pa3loB M3yYalli METOIOM aTOMHO-CHJIOBOM
mukpockonuu (ACM) Ha CKaHMpPYIOIIEM 30HI0BOM
mukpockore «Solver Next» (HT-M/T, r. 3enenorpan).
O0paboTKy TOTYYEeHHBIX HAHHBIX OCYIIECTBIISIIN
C WCIOJb30BAHUEM TIPOIPAMMHOIO OOeCIeYeH st
«Gwyddion» (https://KOHTUHEHTCBOOOIBL.P(D). ATJIO-
MepaThl HAHOTIOPOIIIKOB 1 M3JIOMEI 00pa31IoB, IIOABEP-
THYTBIX MJ1a3MEHHO-UCKPOBOMY CITIEKaHMI0, UCCIIEA0-

BaJM Ha CKaHUPYIOIIEM 3JEKTPOHHOM MUKPOCKOIIE
(CBM) «Vega 3» (Tescan, Yexwus).

HcnbiTaHus 00pa3lloB Ha TPEIIMHOCTOUKOCTh
MPOBOAMIM METOJOM WHIECHTUPOBAHUS MOJMPOBAH-
HOM TIOBEPXHOCTU MUKPOULIMGOB MUupaMuaoin Buk-
kepca Ha TBepaoMepe UTS5010 (2137TY, npou3BoacTBO
I1O «Tounpubop», r. UBaHoBo) nmpu Harpy3ke 98,1 H.
JnvHy nuaroHaJieil oTiedyarka u TpeluunH, GpopMupy-
IOIINXCS B €TO yTax, U3Mepsijii Ha InchpoOBOM MHBEP-
TUPOBAaHHOM MUKpockorie «Axiovert 40MAT» (Carl
Zeiss, [epMaHus) ¢ cUcTeMOli BU3yaau3aunu U (pOTo-
nokyMmeHTupoBaHus. KosadbduiueHt tpemmHoCTOM-
kocTu K, onpeznensnu no popmyie Huuxapsr [24].

Pe3ynbrathl U UX 006CyXaeHune

B Ttabauie nmpuBeneHbl YCIOBUS OcaxKaeHUs, ¢a-
30BHII COCTaB, yIeabHAS IIOBEPXHOCTh M paCCUYMTAH-
HBII MO HEW CpeAHUN pa3Mep YacTULL MOJYYEHHBIX
MOPOIIIKOB.

Bbrina mpoBemeHa arioMepanusl 3TUX ITOPOIIKOB
MpY MIEHTUYHBIX yCJIoBMsAX. WX ynenbHasi TOBEpX-
HOCTb TOCJIE arjioMepaluy, BHE 3aBUCUMOCTHU OT HC-
XOIHO ITOBEPXHOCTH ITOPOIIIKA, IIPAaKTUYSCKU HE M3-
MEHUJIaCh, YTO YKa3blBaeT Ha 00pa3oBaHUE OTHOCHU-
TEJIBbHO PBIXJIBIX MTOPUCTHIX arjomMepaToB. COM-u300-
paXXeHHWsI TIOJYYCHHBIX arjloMepaToB IIpeAcCTaBJIc-
Hbl Ha puc. | pu yBennueHnusx 2000, 5000 u 40000.
B 06oux ciiydasix HaOM0aa10TCS arioMepaThl pa3any-
HOI BeIWMYMHBI. MaKCUMAaJIbHBIN pa3Mep arjioMmepa-
TOBy MOPOIIKA /, MOJyYeHHOTO TIPSIMBIM OCaK IeHUEM
BOJHBIM PacTBOPOM aMMMaka, cocTaBua 30—35 MKM,
y TIOpOIIKa 2, TOTyYEHHOTO0 OOpaTHBIM OCaKIeHUEM
aMMUaYHbIM OydepHbIM pacTBOpoM, — 10—I15 MKM.
ArJioMepathl Topolnka / B LIeJIOM KpyIHee ¢ YeTKOM
OCKOJIOUHOM (pOopMOIi, a y mopoiKa 2 OHH He TOJBKO
OTJIMYAIOTCS MEHBITUMHU pa3MepaMu, HO M UMEIOT 00-
Jiee PhIXJIbIe OYepTaHUS.

Takum o6pa3oM, arioMepalivs 3aBUCHUT OT IIEPBO-
HavaJbHbIX MapaMeTpoB ((ha30BOro cocTaBa U pa3Me-

XapaKTepMc'ruKu NOPOLIKOB AUOKCMAA LUPKOHUSA, NOJTYYEHHbIX XUMUYECKUM OCaXaeHuem

Properties of zirconia powders obtained by chemical deposition

. | ConepxaHue . .
®azoBbIi . VienpHas PaccunranHblii cpeqHmit
TTopomrok OcaxneHue MOHOKJIMHHOM 2
COCTaB TIOBEPXHOCTh, M“/T pa3Mep 4acTull, HM
MoIudUKALIMHA
IIpsamoe, NH,OH T+M 17 71+1 14
2 O6paTHoue, aMMI/Ia‘{iILII/I T Her 47+ 1 21
oydepHsIii p-p (pH =9,5)
IMTpumeuvanue. T — TerparoHasibHast MonuduUKalus, M — MOHOKJIMHHAS.
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Puc. 1. COM-u300paxeHus rpaHy/JIMPOBAaHHBIX IIOPOLIKOB

a, 8,0 — IOpOIIOK /; 6, 2, e — TIOPOIIOK 2

Fig. 1. SEM images of granulated powders
a, 8,0 — powder /; 6, e, e —powder 2

pOB YacTHII) MOJYYEHHOTo HaHomopoluka. B uenom,
IMO-BUANMOMY, MOXHO COIJIACUTHCS C aBTOpaMu [§—
10], yTBepXIalOIIMMU, YTO TPaHYJIUPOBAHHBIE arjio-
MepaThl (B OCOOEHHOCTH 3TO MOXXHO OTHECTHU K arjio-
MeparTaM IopolIKa 2) IBASI0TCs ¢ppakTaraMu. B aTom
cllyyae Mbl UMEEM JIeJIO C arjioMepaTaMu, MJIOTHOCTh
YIIaKOBKM YacTHUIL B KOTOPbIX YMEHbIIIAETCS OT LIEHTpa
arjaomMepaTta K €ro IOBepXHOCTH. Takue arjioMeparsl
MOTYT OTHOCHUTEIBHO JIETKO pa3pyliaThecs MpH Tpec-
COBaHUU, XOTSI MX OCKOJIOUHAs1 hopMa U MPEMnsTCTBY-
€T IUIOTHOM YIIaKOBKe ITpY KoHconumanun. CtpoeHue
MaTepuaga W3 HaHOIMOpOIIKa MPEeACTaBJIsSeT COO0OoM
HepapXUYeCKyl0 MOCeA0BATEbHOCTbh CTPYKTYPHBIX
BJIEMEHTOB: YaCTUIIBI (KPUCTAJIJIUTHI) — arperaTbl —

— arjoMmepaThl — OOBEeMHBIN MaTepuan [25—27].
HaunbGosee nerko noaaamTcss U3MEHEHUIO IBE MOCIe-
HUEe CTaIuM KOHCOJIUAAIINY HAHOIIOPOIIKa.
KoMmnakTupoBaHue arjoMepaToB IIPOBOIMIN M-
TOAOM XOJIOAHOTO IIOJYCYXOro OJHOOCHOrO IIpec-
COBaHMS B CTaJIbHOUM Iipecc-opme TIpU HaBICHUH
200—800 MIlIa c untepBaiom 50 MIla. B kauecTBe
BPEMEHHOI TEXHOJOTMYECKOM CBSI3KU IPUMEHSLIN
4 %-Hblil BOOHBII pacTBOP MOJUBUHUJIOBOIO CIIMPTA.
IIpu yBenMYeHUM AaBJICHU S IPECCOBAHMSI HE OTMEYe-
HO IOSIBJICHUE TPELMH IIEPENPECCOBKH, XapaKTePHOE
TSI KepaMHUYECKUX TIOPOITKOB MUKPOHHOTO pa3Mepa.
CriekaHMe TIPOBOAMIIM B BO3AYIIHOM Cpelie IPU TeM-
nepatype 1400 °C ¢ Beimep:kKoii 2 4. Ha puc. 2 mpuBe-
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Puc. 2. 3aBucuMocTu Kaxy1ieics: NJI0THOCTHU (p)
U OTKPBITOI mopuctocTu (/1) crieueHHbIX 00pa31oB
OT JaByieHu s mpeccoBaHus (P) ajsi mopoiikos I u 2

Fig. 2. Dependences of apparent density (p) and effective
porosity (/1) of sintered samples on compaction pressure (P)
for powders / and 2

JIEHBI 3aBUCMMOCTH KaXyIIEeCs TNIOTHOCTU M OTKPBI-
TOH MOPUCTOCTU CIIEYEHHBIX 00pa3loB OT JaBJICHUS
MpeccoBaHUS.

[InoTHOCTH 0Opa3lOB BO3pacTaeT MpU MOBBIIIE-
HUWU JaBJICHUS TIPECCOBAHUS, OTKPbITAsl IOPUCTOCTh —
cHuxaetcs. Hanbosee BICOKME pe3yabTaThl MoTyye-
HBI IJ1s TTIopoIKa 2. 3HAYUTEeIbHBIN MHTEPEC TPeaCcTaB-
JISIeT TO, YTO MOPUCTOCTb 0OOOMX MaTEPUANIOB MPAKTHU-
YeCKM TIOJTHOCTBIO OTKpbITasl. DTU NaHHbIE TOATBEP-
KIAI0T TIPEITONIOKEeHNe O (paKTaabHOM CTPYKType
IpaHyJIMPOBAaHHBIX arJIOMEPATOB M OTHOCUTEIHHO HU3-
KOIi TIJIOTHOCTY MaTeprasia Ha UX TPaHUIIaX.

KpuBble u3MeHeHMS KaXyIIelcs IUIOTHOCTU W
OTKPBITOM MOPUCTOCTU 0OPA3LIOB OT JaBJICHUS Mpec-
COBaHWUSI JJisi 0OOMX MOPOIIKOB MPAKTUUECKU TTapai-
JIEJIbHBI, TIO3TOMY AajIbHEH e pe3yabTaThl IPUBEIE -
HBI JIJIS1 TTOpOIIKa [, TEXHOJOTHYECKas cXeMa CUHTe3a
KOTOpOTO Jierue mojaaaeTcs apromaruzanuu. Ha puc. 3

6

Puc. 3. ACM-u3o6paxenus 2D (a, 6) u 3D (6, ) npoexiuuii 1 mpoduaorpamm (0, ) MUKpouLinudoB 06pa3ioB
u3 nopouika I (a, 6, 0) U MpOMBIIIJIEHHOIO SITTOHCKOTo nopoiika 3 (6, 2, e)

BrIcokoTeMIiepaTypHOe TpaBieHHE

Fig. 3. Atomic force microscope images of 2D (a, 6) and 3D (s, ¢) projections and profilograms (9, e) for microsections
of samples made of Powder I (a, 6, 9) and commercial Japan powder 3 (0, ¢, €)

High-temperature etching
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npeactaBieHbl ACM-u3zo0paxeHuss MUKpOULIMGhOB
00pa31oB, MOJYYEHHBIX U3 T'PaHYJIUMPOBAHHOIO IO-
pomika / u mopoika simoHckoi hupmel «Tosoh Corp.»
(manee MopoILOK J).

IIpu nmpeccoBaHUM MPOMBILIJIEHHOrO IOpolika 3
OTMEYEHO, YTO yBEJWYECHUE JaBIECHUS MPECCOBAHUS
NPUBOAUT K TIOSBJICHUIO TPEIIUH IepernpecCOBKHU,
XapaKTePHBIX AJIs1 KEpAMUYECKUX TTOPOLIKOB C YACTU-
1IaM1 MUKPOHHBIX Pa3MepOB, MTO3TOMY MUKPOCTPYK-
TYPbI IPUBEACHBI AJ1s 00pa310B, CIPECCOBAHHBIX ITPU
P=550+600 MI1a.

Ha cdepuueckue rpaHymbl, MOJyYeHHBIE PACIIbI-
JIUTEJIbHOU CYLIKOM, YBEJIMUYEHUE NABJICHUS MPECCO-
BaHUS MPAaKTUUYECKU HE OKA3bIBAET BIUSIHUS. 3EPHO
Marepuaa, CiedeHHOTO U3 MTPOMBIIIJIEHHOTO MTOPOIII-
Ka 3, cymiectBeHHO KpymnHee (cMm. puc. 3). Kaxyma-
sicsl TIJIOTHOCTh MaTepualia COOTBETCTBYET NaHHBIM
ceptudukara GUpPMbI-U3rotoBuTensd. B To Xe Bpems
MOPOIIOK, TOJTYYEHHBI I'paHYJIUPOBAHUEM B BOTHOM
pacTBOpe arap-arapa B MJaHeTapHOU MeNbHUIIE, YXKe
MPaKTUYECKU BeCh Pa3pyllieH Ha arperarsbl, XOTs Ipa-
HUIIBI aTJIOMEPATOB €111€ MOXKHO BBIIETUTh.

MeTtonoM MHAEHTUPOBAHUS MOJUPOBAHHON MO-
BEpPXHOCTU MUKpouaudoB nupamunoii Bukkepca
C ManbHEHIIMM pacyeToM mno Gopmyne Huumxaps
HWCCNEeOBAHO BJIUSIHUE AABJICHUS MPECCOBAHUS Ha
TPENIMHOCTONKOCTh CIIEYEHHBIX MAaTePUaJIOB U3 MO~
poiikoB / u 3. [TosyyeHHbIEe 3aBUCUMOCTH MPUBEE-
HBI Ha puc. 4.

Ecnu paccmarpuBarh TOJMBKO TUIOTHOCTh M TIO-
PUCTOCTh MaTepuaJioB, TO MaTepuaa U3 Iopoika 3

K., MMam'"
9 -
. i
8 -
7 -
6 -
5 7 h 4 3 4%
200 300 400 500 600
P. MITa

Puc. 4. BiusiHue naBieHus MpeccoBaHUS
mopomkoB I 1 3 Ha KO3(PPUILIMEHT TPEIIMHOCTONKOCTH
CIIeYeHHBIX MaTepHaJiOB

Fig. 4. Effect of Powder I and Powder 3 compaction
pressure on the crack resistance coefficient
of sintered materials

uMeeT OoJjiee BBICOKME IOKa3aTeju, OJHAKO OIHOM
13 HanboJiee BaXKHBIX IKCILIyaTallMOHHBIX XapaKTe-
PUCTHK KepaMHUKH U3 TUOKCHUAA IUPKOHUS SIBIISCTCS
K03 GUIIMEHT TPEIMHOCTOMKOCTH K.

HM3meHeHUe naBjeHUSI TPECCOBAHUS HE BIUSCT
KaK Ha BeIMUYMHY K|, crieueHHOH U3 rnopouika 3 kepa-
MUKM, TaK U Ha ee MUKPOCTPYKTYypy. KoappuuueHr
TPEIIMHOCTONKOCTY BO3paCcTaeT C U3MEIbYECHUEM MU-
KPOCTPYKTYPHI Y 00pa3moB, MOJYYESHHBIX U3 TTOPOIII-
Ka I

I[lomo6HOe moBeaeHME MOXHO CBSI3aTh CO CTpOE-
HUeM arjomepatoB. Ha puc. 5 mpeacraBieHo COM-
n300paxkeHne u3jomMa obpasiia ImocJje rmia3MeHHO-1C-
KPOBOTO CIIeKaHu s B TpadUTOBOI ITpecc-(popMe ¢ MO-
mo6aeHoBo# obeuaiikoit mpu P = 30 MIla, = 1300 °C
1 U30TEPMHUYCCKOM BBIIEpKKe 10 MUH.

Ha puc. 5 4eTKo BBIAENSAIOTCS 00JIACTU C MaKCU-
MaJIbHOU IIJIOTHOCTBIO: TPAHUIIBI aTJIOMEPATOB 1 arpe-
ratoB. B JaHHOM ciy4ae O4eBUIHO, YTO HAWBEICIIAS
IIJIOTHOCTh — Y arjIOMepaToB, IOJYYEHHBIX PacIbl-
JINTEILHOM CYIIKOM, HEIOCPEACTBEHHO Ha TpaHUIIe
chepsl. [Ipy crieKaHUM arJIoMepaToOB BHYTPH OCTAIOT-
CsI TIOJIOCTH, KOTOPhIE MPU MPUJIOXKEHUU HaBJICHUS B
IIpoliecce CrieKaHWs IPUBOISIT K 1eOopMaiui U pa3-
PYIIEHUIO YK€ CIIeYeHHBIX cdep.

Takum oOpa3om, nABa BapuaHTa arjioMepupo-
BaHUS HAHOMOPOIIKOB (OIepalluy, 3HAYUTEIBHO
obsiervampnieit JaJbHEUIIYyI HWX KOHCOJHWAAIUIO)
00ycaBIMBaOT 00pa30oBaHME CYLIECTBEHHO OTIM-

Puc. 5. COM-u3o6paxeHne MUKPOCTPYKTYPbI
M3JI0Ma JUOKCHUIA IIUPKOHUS,

CTIEYEHHOTO C MPUJIOXEHUEM JaBICHUS

13 3apy0eXHOro MPOMBILILJIEHHOTO Topolika 3

Fig. 5. SEM image of the fracture microstructure
of zirconia sintered from foreign

commercial Powder 3

with pressure applied
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YaloluuXxcs arioMepaToB, KOTOpbIe MPUTOAHBI A5
pa3auYHBIX ycIoBUiMl (popMoBaHus. CBs3aTh TaKoe
MoBeAeHNEe MOXHO C TeM, YTO B cJIy4ae PacCIIblIN-
TEJIbHOW CYIIKM HauboJblliasi KOHLEHTpaluus 4Ja-
CTUII OTMeueHa BOJIM3U IMTOBEPXHOCTHU cPephl, a IpU
rpaHylIanuu (BCaencTBUe (paKTalIbHON CTPYKTY-
pbl TPaHYJISITOB) — B LieHTpe. as ocyliecTBie-
HUs OOJIBIIMHCTBA CIOCOOOB KOMMNAKTUPOBAHUS
HauboJiee MTPUTOAHBI MOPOIIKH, ITOJTYICHHBIE pac-
OBUIMTEbHON CYIIKOM, OJHAKO IPU 3TOM HEBO3-
MOXHO JOCTHYb pa3Mepa 3epHa, d9KBUBAJEHTHOTO
pa3Mepy mepBOHaYaJdbHBIX dacTUIl. [IpumMeHeHUE
BTOpPOI'0 BapMaHTa arjoMepaluu C HUCIOJb30Ba-
HHMEM TIOJIyCYXOTO TIPECCOBAHUS IPHU OOCTATOYU-
HO BBICOKOM IaBJICHUHU TO3BOJISICT pa3pylIUTh He
TOJILKO arjoMepaTrhbl, HO M arperatbl U MOJYYUTH
HaHOCTPYKTUPUPOBAHHYIO KepaMUKY C pa3MepoOM
3epHa, OJIM3KUM K pa3Mepy IepBOHAYaJIbHBIX Ha-
HOYaCTHII.

3aknyeHue

VnenbHast MOBEPXHOCTh MOPOIIKOB IPU T'PaHYIU-
POBAaHUM OCTaeTCs HEM3MEHHOM, YTO yKa3bIBaeT Ha
3HAYUTEJbHYIO TTOPUCTOCTH TOJYUEHHBIX arjioMepa-
TOB. ATJIOMepaThl MIOPOIIKOB C pa3JIMUYHBIMU XapaKTe-
PUCTUKAMU MPU OOWHAKOBBIX YCIOBUSX TPAHYIUPO-
BaHU S OTJMYAIOTCS IPYT OT ApyTa.

ITpu yBenMuyeHUU AaBJICHUS IIPECCOBAHUS B YCJIO-
BUSX TTOJTYCYXOT'O TIPECCOBAHM S C BOTHBIM PacTBOPOM
IIBC B KauecTBe CBSI3KM MNPOMCXOAMT pas3pylleHUe
arJoMepaToB M Jaxke arperatoB I'PaHYJMPOBaHHBIX
nopomkoB. [Topomku, armoMeprupoBaHHBIC C TIPUME-
HEHMeM pachbUIMTENbHON CYIIKH, pa3pylIaloTCs 3Ha-
YUTEJIbHO MEHEE UHTEHCUBHO.

KoapdpunneHT TpelmHOCTOMKOCTH 00pa3lioB U3
TpaHyJMPOBAHHBIX TTOPOIIKOB BO3pacTaeT MpU ITO-
BBILIEHU U NaBJICHUs TIPECCOBAaHUS M CONPOBOXAAl0-
IIEeM €TO U3MEITbYCHUN MUKPOCTPYKTYPHI MaTepHalia.
KoadppuineHT TpemnHOCTORKOCTU 00pa31oB U3 MO-
polliKa, arJIoMepUPOBAaHHOIO C IPUMEHEHUEM PaCIbI-
JINTEILHOM CYIIKM, HE M3MEHSIETCS C yBeJIMYECHUEM
JaBJEHUS MTPECCOBaHUS.

[Ipedcmasnennvie pesyrvmamol uccaedoganuii

noAyueHbl 8 X00e 8bINOAHEHUS 20CY0APCMBEHH020 3A0aHUS
Munucmepcmea Hayku u evicuteeo o6pazosarus PO
(npoexm No FSNM-2020-0026).
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